Single-crystal X-ray study T = 120 K Mean (C-C) = 0.005 Å R factor = 0.055 wR factor = 0.146 Data-to-parameter ratio = 9.1 For details of how these key indicators were automatically derived from the article, see
in dichloromethane (5 ml) to obtain the dibromo derivative, which was further refluxed with KOH (1.12 g, 20 mmol) in CH 3 OH (5 ml) to yield the product. Crystals were grown from a dichloromethaneethanol (1:1 v/v) solution.
Crystal data
C 15 H 13 NO M r = 223.26 Monoclinic, C2 a = 54.925 (11) Å b = 5.8189 (12) Å c = 21.628 (4) Å = 98.14 (3) V = 6843 (2) Å 3 Z = 24 D x = 1.300 Mg m À3 Mo K radiation Cell parameters from 7575 reflections = 2.9-27.5 = 0.08 mm À1 T = 120 (2) K Prism, yellow 0.38 Â 0.34 Â 0.14 mm
Data collection
Nonius KappaCCD diffractometer ' and ! scans Absorption correction: multi-scan (SADABS; Sheldrick, 2003) T min = 0.970, T max = 0.989 38719 measured reflections 8443 independent reflections 5366 reflections with I > 2(I) R int = 0.062 max = 27.5 h = À70 ! 69 k = À7 ! 7 l = À26 ! 28
Refinement
Refinement on F 2 R[F 2 > 2(F 2 )] = 0.055 wR(F 2 ) = 0.146 S = 1.18 8443 reflections 926 parameters H-atom parameters constrained w = 1/[ 2 (F o 2 ) + (0.0668P) 2 ] where P = (F o 2 + 2F c 2 )/3 (Á/) max = 0.001 Á max = 0.37 e Å À3 Á min = À0.43 e Å À3 Extinction correction: SHELXL97 Extinction coefficient: 0.0014 (2) Table 1 Hydrogen-bonding geometry (Å , ). All H atoms were included in the refinement in calculated positions, in the riding-model approximation, with C-H distances of 0.95 The molecular configuration and atom-numbering scheme for the six molecules in the asymmetric unit of (I). Displacement ellipsoids are drawn at the 50% probability level and H atoms are drawn as spheres of arbitrary radius. All molecules have been separately plotted in comparable orientations.
Figure 2
The unit cell contents of (I), viewed down the b cell axis. All atoms are drawn as circles of arbitrary radii. For clarity, all H atoms except those of the NH groups have been omitted.
(ArH) and 0.98 Å (CH 3 ) and an N-H distance of 0.88 Å . The isotropic displacement parameters for all H atoms were set equal to 1.25U eq of the carrier atom. In the absence of significant anomalous scattering, 6006 measured Friedel pairs were merged.
Data collection: COLLECT (Hooft, 1998) ; cell refinement: DENZO (Otwinowski & Minor, 1997) and COLLECT; data reduction: DENZO and COLLECT; program(s) used to solve structure: SHELXS97 (Sheldrick, 1997) ; program(s) used to refine structure: SHELXL97 (Sheldrick, 1997) ; molecular graphics: PLATON (Spek, 2003) ; software used to prepare material for publication: SHELXL97. (8) C13E 0.10569 (6) 1.1060 (7) 0.77538 (14) 0.0246 (8) C14E 0.06944 (6) 1.1939 (7) 0.69912 (14) 0.0256 (8) C15E 0.05507 (5) 0.9964 (7) 0.69965 (14) 0.0237 (8) C1F 0.11522 (6) 0.2524 (7) 0.93657 (13) 0.0264 (8) H1F 0.1120 0.1061 0.9177 0.033* C2F 0.13941 (6) 0.3251 (7) 0.95169 (14) 0.0291 (9) (7) 0.94848 (13) 0.0239 (8) C13F 0.10062 (6) 0.6046 (7) 0.97560 (14) 0.0229 (8) C14F 0.06399 (6) 0.6936 (7) 1.02355 (15) 0.0258 (8) C15F 0.04909 (6) 0.5004 (7) 1.01081 (14) (17) Geometric parameters (Å, º)
10-Methoxy-5H-dibenz[b,f]azepine
C1A-C2A 1.385 (4) C1D-C2D 1.382 (4) C1A-C12A 1.391 (4) C1D-C12D 1.395 (4) C1A-H1A 0.95 C1D-H1D 0.95 C2A-C3A 1.377 (5) C2D-C3D 1.382 (5) C2A-H2A 0.95 C2D-H2D 0.95 C3A-C4A 1.380 (5) C3D-C4D 1.394 (5) C3A-H3A 0.95 C3D-H3D 0.95 C4A-C13A 1.391 (4) C4D-C13D 1.388 (5) C4A-H4A 0.95 C4D-H4D 0.95 N5A-C13A 1.421 (4) N5D-C13D 1.417 (4) N5A-C14A 1.426 (4) N5D-C14D 1.417 (4) N5A-H5A 0.88 N5D-H5D 0.88 C6A-C7A 1.388 (5) C6D-C7D 1.377 (5) C6A-C14A 1.395 (5) C6D-C14D 1.386 (5) C6A-H6A 0.95 C6D-H6D 0.95 C7A-C8A 1.381 (6) C7D-C8D 1.389 (6) C7A-H7A 0.95 C7D-H7D 0.95 C8A-C9A 1.375 (5) C8D-C9D 1.380 (5) C8A-H8A 0.95 C8D-H8D 0.95 C9A-C15A 1.405 (4) C9D-C15D 1.396 (4) C9A-H9A 0.95 C9D-H9D 0.95 C10A-C11A 1.331 (4) C10D-C11D 1.339 (4) C10A-O10A 1.405 (4) C10D-O10D 1.389 (4) C10A-C15A 1.484 (5) C10D-C15D 1.485 (5) O10A-C16A 1.283 (5) O10D-C16D 1.303 (5) C16A-H16A 0.98 C16D-H16D 0.98 C16A-H17A 0.98 C16D-H17D 0.98 C16A-H18A 0.98 C16D-H18D 0.98 C11A-C12A 1.479 (4) C11D-C12D 1.475 (4) C11A-H11A 0.95 C11D-H11D 0.95 C12A-C13A 1.399 (5) C12D-C13D 1.402 (5) C14A-C15A 1.390 (5) C14D-C15D 1.406 (5) (5) C2A-C1A-C12A 122.1 (4) C2D-C1D-C12D 122.2 (3) C2A-C1A-H1A 119.0 C2D-C1D-H1D 118.9 C12A-C1A-H1A 119.0 C12D-C1D-H1D 118.9 C3A-C2A-C1A 119.4 (3) C1D-C2D-C3D 119.4 (3) C3A-C2A-H2A 120.3 C1D-C2D-H2D 120.3 C1A-C2A-H2A 120.3 C3D-C2D-H2D 120.3 C4A-C3A-C2A 119.9 (3) C2D-C3D-C4D 119.7 (3) C4A-C3A-H3A 120.1 C2D-C3D-H3D 120.1 C2A-C3A-H3A 120.1 C4D-C3D-H3D 120.1 C3A-C4A-C13A 120.8 (4) C3D-C4D-C13D 120.6 (4) C3A-C4A-H4A 119.6 C3D-C4D-H4D 119.7 C13A-C4A-H4A 119.6 C13D-C4D-H4D 119.7 C13A-N5A-C14A 119.2 (3) C13D-N5D-C14D 119.5 (3) C13A-N5A-H5A 120.4 C13D-N5D-H5D 120.3 C14A-N5A-H5A 120.4 C14D-N5D-H5D 120.3 C7A-C6A-C14A 119.9 (4) C7D-C6D-C14D 121.2 (4) C7A-C6A-H6A 120.0 C7D-C6D-H6D 119.4 C14A-C6A-H6A 120.0 C14D-C6D-H6D 119.4 C8A-C7A-C6A 120.0 (4) C6D-C7D-C8D 119.4 (4) C8A-C7A-H7A 120.0 C6D-C7D-H7D 120.3 C6A-C7A-H7A 120.0 C8D-C7D-H7D 120.3 C9A-C8A-C7A 120.0 (4) C9D-C8D- (3) C3F-C2F-C1F 119.7 (4) C1C-C2C-H2C 120.5 C3F-C2F-H2F 120.1 C3C-C2C-H2C 120.5 C1F-C2F-H2F 120.1 C4C-C3C-C2C 120.0 (3) C2F-C3F-C4F 119.2 (3) C4C-C3C-H3C 120.0 C2F-C3F-H3F 120.4 C2C-C3C-H3C 120.0 C4F-C3F-H3F 120.4 C3C-C4C-C13C 120.9 (4) C3F-C4F-C13F 121.1 (4) C3C-C4C-H4C 119.6 C3F-C4F-H4F 119.4 C13C-C4C-H4C 119.6 C13F-C4F-H4F 119.4 C14C-N5C-C13C 119.1 (3) C14F-N5F-C13F 119.0 (3) C14C-N5C-H5C 120.5 C14F-N5F-H5F 120.5 C13C-N5C-H5C 120.5 C13F-N5F-H5F 120.5 C7C-C6C-C14C 119.8 (4) C7F-C6F-C14F 120.7 (4) C7C-C6C-H6C 120.1 C7F-C6F-H6F 119.7 C14C-C6C-H6C 120.1 C14F-C6F-H6F 119.7 C8C-C7C-C6C 120.8 (4) C8F-C7F-C6F 120.0 (4) C8C-C7C-H7C 119.6 C8F-C7F-H7F 120.0 C6C-C7C-H7C 119.6 C6F-C7F-H7F 120.0 C7C-C8C-C9C 119.5 (3) C7F-C8F-C9F 119.6 (3) C7C-C8C-H8C 120.2 C7F-C8F-H8F 120.2 C9C-C8C-H8C 120.2 C9F-C8F-H8F 120.2 C8C-C9C-C15C 120.8 (4) C8F-C9F-C15F 121.5 (4) 
